A solution of 1,3-dithiane (1,20 g, 10 mmol, 1 eq.) in 20 mL of dry THF was cooled to 78°C under nitrogen. n-BuLi (6.66 mL, 1.5 M in hexane, 10 mmol, 1 eq.) was added dropwise, and the solution was stirred for 1 h at this temperature. Trimethylborate 1.34 mL (1.25 g, 12 mmol, 1.2 equiv.) was then added dropwise at 30°C. The solution was stirred at this temperature for 1 h and one more hour at room temperature after which a saturated aqueous solution of potassium hydrogen difluoride (3.12 g, 40 mmol, 4.0 eq.) was added to the vigorously stirred solution. The resulting mixture was allowed to stir for 1 h at this temperature. Then the solvent was removed under reduced pressure, and the resulting white solid was dried under high vacuum for 2 h to remove all water. The solid was then washed with acetone and with hot acetone. The resulting organic solution was filtered, and the solvent was removed to afford a fluffy white solid. This solid was then dissolved in hot acetone and precipitated with diethyl ether, after which the solution was cooled to 20°C to complete precipitation. The product was collected as a white crystalline solid (1.02 g, yield 63 %).
Source of material
A solution of 1,3-dithiane (1,20 g, 10 mmol, 1 eq.) in 20 mL of dry THF was cooled to 78°C under nitrogen. n-BuLi (6.66 mL, 1.5 M in hexane, 10 mmol, 1 eq.) was added dropwise, and the solution was stirred for 1 h at this temperature. Trimethylborate 1.34 mL (1.25 g, 12 mmol, 1.2 equiv.) was then added dropwise at 30°C. The solution was stirred at this temperature for 1 h and one more hour at room temperature after which a saturated aqueous solution of potassium hydrogen difluoride (3.12 g, 40 mmol, 4.0 eq.) was added to the vigorously stirred solution. The resulting mixture was allowed to stir for 1 h at this temperature. Then the solvent was removed under reduced pressure, and the resulting white solid was dried under high vacuum for 2 h to remove all water. The solid was then washed with acetone and with hot acetone. The resulting organic solution was filtered, and the solvent was removed to afford a fluffy white solid. This solid was then dissolved in hot acetone and precipitated with diethyl ether, after which the solution was cooled to 20°C to complete precipitation. The product was collected as a white crystalline solid (1.02 g, yield 63 %).
Discussion
The title compound crystallizes as discrete K + and C 4 H 7 BF 3 S 2 moieties, of which there are two independent formula units in the asymmetric unit. In the structure the K1 atom is surrounded by four anions making close contacts with seven F atoms with distances ranging from 2.639(1) Å to 2.970(1) Å. The K2 is surrounded by three anions making close contacts with five F atoms with distances ranging from 2.684(1) Å to 2.910 Å. The two 1,3-dithiano six-membered rings are in an almost undistorted chair conformation, the Cremer and Poples ring-puckering parame- (2) 
